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1. 

PRETREATMENT OF SUBSTRATES PRIOR TO 
THN FILM DEPOSITON 

This invention relates to the deposition of thin films 
on suitable substrates and more particularly to the pre 
treatment of substrates for the deposition of thin films. 

In recent years there has been significant interest in 
the development of ablative optical recording mediums 
for permanent storage of data by means of a modulated 
laser beam which selectively ablates a thin film material 
haaving a high energy absorbing characteristic pro 
vided on a suitable substrate. One such thin film mate 
rial is tellurium, which is disclosed extensively in the 
technical and patent literature, such as, U.S. Pat. No. 
4,000,334. Tellurium is one of the most preferred mate 
rials for an ablative material because of its high sensitiv 
ity relative to other successfully ablative materials. 

Conventionally known methods of depositing thin 
layers of tellurium on a substrates has been by sputter 
ing or vapor deposition techniques. However, thin films 
below 300 to 400 A have generally been plagued with 
pinholes and other film discontinuities and have exhib 
ited poor film thickness, uniformity and adhesion and 
have not been adaptable for commercialization. 
Some materials do not adhere to various types of 

dielectric substrate materials with standard deposition 
methods. Tellurium is one such material. The principle 
reason for this difficulty is that the substrate material 
has no means for a chemical and/or physical reaction 
between the metal being deposited and the substrate 
material to provide the desired adhesiveness. 

Precoating the substrate with a discontinuous thin 
gold layer prior to tellurium deposition has been applied 
to improve film adhesion. However, for films below 200 
A, the films exhibit pin-holes and nonuniformity in 
thickness. 

It is desirable to produce very thin films of this abla 
tively sensitive material to thereby (1) maximize sensi 
tivity, (2) minimize the effect on sensitivity that may 
result from employing a protective overcoating (3) 
minimize the effect of thickness variations of the writing 
layer on the recording disc relative to writing sensitiv 
ity and (4) maximize the signal noise ratio upon readout. 
What is, therefore, desired is the ability to deposit 

continuous (pin-hole free) and uniformly thick ablative 
films, such as, tellurium, on substrate materials where 
materials wherein film thicknesses are 150 A or less, 
such films exhibiting good adhesion and abrasive resis 
tance qualities for adaptability as commercially em 
ployed optical recording mediums. 

SUMMARY OF THE INVENTION 

According to this invention, a method and apparatus 
is devised wherein pretreatment and thin film deposi 
tion of substrates are carried out in a low pressure evac 
uated chamber having a working gas environment, such 
as, argon. The substrate is mounted in the chamber to 
receive ion bombardment from an ion source which 
may comprise a pair of planar electrodes having a plu 
rality of parallel grids. The electrodes are disposed in 
spaced parallel relationship and are parallel to the sur 
face of the substrate to be treated. One electrode is 
grounded and mounted in close proximity to the sub 
strate surface. A plasma is generated between the elec 
trodes and the ions from the plasma are accelerated by 
towards the grounded electrode and focused into colli 
mated ion beams onto the substrate surface. An electron 
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2 
emitter is provided in the structure of the grounded 
electrode to provide an additional source of electrons 
for the plasma thereby aiding in the stablization of the 
plasma operation as well as improving the efficiency of 
the overall operation of the system in pretreatment of 
the substrate surface. The electron emitter may also be 
placed outside the area of the electrodes for injecting 
electrons directly into the plasma. 
BRIEF DESCRIPTION OF THE DRAWINGS 

FIG. 1 is a cross-sectional view of one embodiment of 
the apparatus for carrying out the method of this inven 
tion. 
FIG. 2 is a cross-sectional view taken along line 2-2 

Of FIG. 1. 
FIG. 3 is a cross-sectional view of another embodi 

ment of the apparatus for carrying out the method of 
this invention. 

FIG. 4 is a cross-sectional view taken along the line 
4-4 of FIG. 3. 

FIGS. 5a and 5b are schematic representations per 
taining to electrode orientation of the electrode ar 
rangement shown in the embodiment of FIG. 3. 
FIG. 6 is a cross-sectional view of the embodiment 

shown in FIG. 3 employing a thermionic electron 
SOC, 

FIG. 6a details the thermionic electron source shown 
in FIG. 6. 
FIGS. 6b and 6c show details of other electron 

sources that may be employed. 
FIG. 7 is a cross-sectional view of still another em 

bodiment of the apparatus for carrying out the method 
of this invention. 

FIG. 8 is a cross-sectional view of still another em 
bodiment of the apparatus for carrying out the method 
of this invention. 
FIG. 9 is a graphical representation of the absolute 

fractional deviation of film thickness as a function of 
distance across the substrate surface, in one case where 
masking is employed during deposition and in another 
where masking is not employed during deposition. 
FIG. 10 is a graphical representation illustrating vari 

ous pressure and voltage requirements in operating the 
apparatus of FIG.3 according to the present invention. 
FIG. 11 is a graphical representation illustrating the 

chamber pressure versus critical voltage values neces 
sary to obtain the desired pretreatment in operating the 
apparatus of FIG. 3. 
FIG. 12 is a schematic diagram of linear system that 

may be used for carrying out the method of this inven 
tion. 

DESCRIPTION OF THE PREFERRED 
EMBODEMENTS 

Several embodiments are now described within 
which the method of this invention may be practiced. 
Due to the fact that some components of each embodi 
ment are identical and function in the same manner, 
they will be initially described and then identified with 
the same numerials in later described embodiments 
without additional description. Thus, the initial descrip 
tion of these components applies to later described em 
bodiments. 

Referring to FIG. 1, one embodiment for carrying 
out the method comprising this invention is shown. 
Apparatus 10 comprises a suitable bell jar 12 on base 
plate 13. Bell jar 12 is provided with convenient means 
for access. A bell jar system suitable for the present 
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invention with certain modifications is manufactured by 
CHA Industries of Menlo Park, Calif. 
Apparatus 10 provides both an environment for sub 

strate pretreatment and film deposition in the prepara 
tion of thin films, such as, tellurium, on substrates. 
A suitable substrate 14 is supported in bell jar 12 for 

treatment. Suitable materials for substrate 14 are plas 
tics, such as, plexiglas, cast acrylic, polyamide, such as, 
Kapton and Mylar, and conventional types of glasses. 
Substrate 14 is supported on a metal backing plate 5 by 
suitable means, such as, releasable fastening clips 16 
and/or by a center bolt 6a. Plate 5 is secured to a 
rotatably support shaft 7 which is driven by drive 
motor 18. Drive motor 18 is mechanically coupled to 
drive shaft 17 through an offset drive assembly 19. An 
annular shaped top shield 20 is secured to rotate with 
shaft 17. This shield protects the top of the jar 12 and 
the associated structure rotatably supporting the sub 
strate 14 from contamination by deposition vapors de 
veloped in the main chamber 24 during substrate pro 
cessing. 
A grounding brush 25 is secured to a wall of the jar 12 

and positioned to be in contact with the upper surface of 
shield 20 while the latter is rotated. Brush 25 is main 
tained at ground reference so that backing plate 15 is 
also at ground. For this grounding purpose, plate 15, 
shaft 17 and shield 20 are all fabricated from a metal, 
such as, aluminum. Grounding aids in controlling the 
plasma established in chamber 24. 
Chamber 24 includes a pair annular shaped planar 

electrodes 26 and 28. Electrode 26 is the cathode while 
electrode 28 is the anode in creating a plasma in the 
chamber 24. Each electrode is provided with a plurality 
of parallel grids 30 as best shown in FIG. 2. The grids 30 
may be in aligned relationship relative to both elec 
trodes 26 and 28. 

Electrode 26 is supported by an aluminum rod 40 
supported from a base insulator 34 whereas electrode 28 
is supported by an aluminum rod 42 supported from 
base insulator 38. Insulators 36 and 38 are secured to 
base plate 13. Electrodes 26 and 28 are electrically con 
nected by rods 40 and 42, respectively, to a voltage 
source (not shown). Rods 40 and 42 have glass sleeves 
32 and 36 to insulate them from the plasma. 

In order to reduce contamination on the side walls of 
jar 12 during the deposition process, a cylindrical shield 
44 is provided in chamber 24. Shield 44 may be of any 
material that is suitably inexpensive and would not in 
terfere with the operation of the pretreatment and depo 
sition phases of the system. It must be a stable material 
at high temperature within a vacuum. Polyamide mate 
rial is a suitable material. When shield 44 is extensively 
covered with deposited tellurium, it may be removed 
from chamber 24 and replaced with a new shield. The 
tellurium deposits on the shield may be recovered for 
reuse. 

A container 46 is provided for holding the source 
during evaporation. Container 46 is positioned on a 
platform 48 supported on base plate 13 and is provided 
with a heater 50 having supply leads 51. The container 
46 is surrounded by a cylindrical shield 52. A shutter 53 
is rotatably supported from rod 54 to open and close off 
the source 46 or control the amount of evaporative 
material emitted from source 46. 
During vapor deposition, the metallic vapor will be 

confined by the shield 44 and deposition of the evapo 
rant is carried out through the electrodes 26 and 23. 
These electrodes are not in use during deposition. it is 
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4. 
within the contemplation of the present invention to 
provide openings in the grids 30 of electrodes 26 and 23 
directly above source container 46 to minimize any 
shadowing effects. 
A low pressure gas environment is employed during 

the pretreatment process. Gas inlet 55 is provided with 
a needle valve 56. Evacuating outlet 57 is provided with 
system valve 58 and a system evacuating pump 59. 
The method comprising this invention to produce 

highly adhesive thin films comprises a pretreatment step 
and a deposition step. Pretreatment of the substrate 4 is 
carried out first. Substrate 14 is rotated continuously 
during both processing steps. While the rotational speed 
is not critical, a suitable rotatinal speed is above 15 rpm, 
depending on the type of pretreatment source and the 
amount and length of time of the pretreatment desired. 
A DC plasma is created and maintained in chamber 24 
by means of the annular planar electrodes 26 and 28. 
The creation of the plasma depends largely upon proper 
anode and cathode separation, gas pressure in the evac 
uated chamber and electrode voltage. Typically for this 
embodiment, the electrodes 26 and 28 may be about 10 
cm apart, the electrode 26 may be about 1 cm from the 
surface of substrate 14, the chamber pressure may be 5 
m torr and the voltage applied to the anode electrode 
2,000 to 4,000 volts. 

It should be noted that the plasma necessary for the 
pretreatment step of this invention must be an energetic 
plasma wherein a portion of the ions created in the 
plasma reach some threshold level of kinetic energy. 
Due to the high voltages applied to sustain the plasma 
and the low pressure environment, highly energetic 
ions and electrons in the plasma have high mobility and 
considerable kinetic energy. With the aid of cathode 
electrode 26, the ions are accelerated at high rates of 
speed with sufficient kinetic energy so as to slam into 
the substrate 14 and cause the removal of material from 
and the creation of nucleation sites on the substrate 
surface. Thus, the plasma employed here is not the 
conventionally used plasma or glow discharge wherein 
the ions normally do not have sufficiently high energy 
levels to sputter surfaces but rather are for only clean 
ing surfaces. 
The cathode electrode 26 is preferably positioned 

very close to the substrate 14, such as, 1 cm or less. The 
function of electrode 26 is to cause the bombardment of 
the substrate surface with the charged ions which, in 
turn, sputter the substrate surface. Electrode 26 acts as 
an accelerating and collimating device for the plasma 
C.S. 

Ground brush 25 to a large extent aids in confining 
the plasma between electrodes 26 and 28 although por 
tions of the plasma may extend throughout the chamber 
24. 
The chamber 24 is evacuated by pump 59 after which 

valve 56 is opened to permit the introduction argon gas 
into the chamber. By raising the applied voltage above 
some critical value on the anode electrode 28 and low 
ering of the pressure in chamber 24 by means of opera 
tion of both valves 56 and 58 with continuous pumping 
by pump 59, an effective plasma may be generated in 
chamber 24. 
Many inert gases may be employed in the system. 

However, heavier gases, such as, argon and krypton, 
are preferred. 
Upon initiating a plasma in chamber 24, a threshold 

voltage value must be reached and maintained. This 
conditioning threshold value is a voltage at which ion 
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bombardment or sputtering begins, to break the surface 
bonds of the substrate surface. The heavy argon ions are 
accelerated from the plasma created between the elec 
trodes 26 and 28 into the substrate surface. This condi 
tioning treatment is carried on for a sufficient period of 5 
time to provide a dense coverage of nucleation sites on 
the surface of the substrate. Typically, the times may be 
from less than a minute to approximately 10 minutes. As 
an example, 100 A to 200 A of surface material may be 
removed in approximately 10 minutes depending on the 10 
plasma conditions and substrate material being treated. 
The parameters of the preconditioning treatment will 

vary according to the substrate material used. The 
threshold voltage will be higher for glass material than 
plastic material. What is to be accomplished is to cause 15 
surface sputtering of the substrate as well as surface 
cleaning. For acrylic substrates, the potential applied to 
anode electrode may be about 600 volts whereas for 
glass substrates the anode voltage may be as high as 
4,000 volts. This range of voltage is representive of 20 
critical voltage vlaues used to obtain the desired treat 
ment of a particular substrate surface. 
After pretreatment, a short cooling period is pro 

vided and, then, the evaporation source 46 is heated 
until there is sufficient vapor or sublimation of the 25 
source material. The evaporation rate is controlled by 
the amount of current supplied to heater 50. By employ 
ing sensing devices, the thickness of the thin film depos 
ited on the rotating substrate 14 can be monitored. 
The film thickness depends on the source tempera- 30 

ture, the time period of evaporation, the distance from 
the source 46 and the substrate 14. 

Pinhole free and continuous thin films below 150A in 
thickness can be achieved having thickness uniformity 
throughout the film. Films having thicknesses as low as 35 
25 A have been obtained employing the method of the 
present invention providing pin-hole free, uniform lay 
ered films. In particular, pin-hole free, continuous and 
uniformly thick tellurium films can be deposited on 
plastic and glass substrates at thicknesses below 100 A. 40 
Such thin films have thus far been achieved down to 25 
A with these film properties. 
A very important aspect in tellurium deposition of 

thin films is that the method of the present invention 
provides tellurium thin films below 100 A that have the 45 
c-axis of the tellurium polycrystallites randomly ori 
ented in the plane of the substrate and, therefore, are 
optimum for ablation recording when employed in an 
optical recording and playback system. Furthermore, 
with the c-axis orientation of the polycrystalites in the 50 
plane of the film layer and substrate, the tellurium thin 
film will not readily oxidize. In single crystal tellurium, 
oxidation occurs readily in the c-axis direction but is 
virtually nonexistent in a direction normal to the c-axis. 

Crystal orientation has been a particular problem in 55 
employing tellurium as an optical recording medium. 
Prior deposition techniques have not been successful in 
obtaining verythin films of tellurium wherein the crys 
talites are all oriented in the c-axis. Rather, crystal ori 
entation has been in random directions relative to the 60 
plane of the film. With this kind of crystalline orienta 
tion, tellurium will readily oxidize, making it highly 
undesirable as an optical recording medium. Over a 
relatively short period of time, the film will deteriorate 
due to oxidation. The archival property of tellurium 65 
thin films achieved by the present invention has been 
found to be very good. If optical recording mediums are 
prepared according to the method used herein, acceler 

6 
ated lifetime testing has shown that these mediums will 
last indefinitely under ambient conditions. 
Although the exact phenomena occurring in the pres 

ent method to produce very thin films of tellurium on 
substrates is not completely clarified from a physical 
and theoretical standpoint, it is believed that the de 
scribed combination of a ion-bombardment pretreat 
ment performed on the surface of the substrate followed 
by a vapor deposition of the desired material employing 
the embodiments disclosed, with attention to the disper 
sion function relative to deposition rate and the nature 
of the substrate material being employed, a medium is 
provided that has the desired c-axis orientation of the 
polycrystalities. 
The thin films produced have excellent adhesion 

quality to the substrate and are highly abrasive resistent. 
Films produced have passed the crude but simple 
"Scotch tape' test for adhesion and "Q-tip” test for 
abrasion. The application of adhesive tape to the thin 
tellurium film and its removal therefrom, whether 
quickly or slowly, will not remove the film from the 
substrate. The drawing of a cotton swab Q-tip across 
the surface of the thin film does not cause any damage 
to the thin film or its surface. 

Still another advantage of the method of the present 
invention is the avoidance of sputtering of thin films, 
which is a difficult deposition method to employ and 
control where very thin films are desired on various 
different types of substrates. Evaporation deposition is 
easier to control and provides the film qualities men 
tioned above as well as the desirable crystalite orienta 
tion. 
One may inquire at this point as to the importance of 

producing such thin films as an optical recording me 
dium. In the ablation process, material removed from 
the circular opening made in the film is piled up in the 
form of a torus around the opening. The energy needed 
to do this is less for thinner films. If an overcoating is 
present for the purpose of protecting the film, extra 
work must be done in moving the torus against the 
overcoat. The amount of work necessary to create such 
a torus against the surface of the overlayer is a direct 
factor on ablation sensitivity. The thicker the film, the 
higher the torus formed necessitating more work and, . 
thus, reducing ablation sensitivity. Since the torus 
height is smaller for thinner films for a fixed hole size, 
the ablation sensitivity for thinner films is less effected 
by the overcoating. Thinner films also minimize differ 
ences in writing sensitivity caused by thickness varia 
tions thereby making production of these mediums eas 
le. 

Thin films of tellurium have much greater writing 
sensitivity than thin films of bismuth, i.e., threshold 
power values to provide film openings may be as much 
as three times less than that required for bismuth. Using 
an argon laser emitting at a 5145A wavelength, ablation 
tests for thin tellurium films, 150 A thick, on cast acrylic 
substrates produced in accordance with the present 
invention have shown threshold power of 1.5 mW with 
pulse lengths 100 nsec (acceptable for good read after 
write capability) and have produced film openings hav 
ing a diametrical extent of 0.4 um. Further laser power 
at 5 mW for the same pulse lengths produced film open 
ings of 0.8 um. Where the substrate is glass, the em 
ployed threshold power waas 3 mW producing open 
ings of 0.2 pum. Also it has been observed that writing 
time does not vary widely with laser power using thin 
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film media and is always less than 200 nsec. Hole size 
increases with laser power and energy supplied. 
One reason that tellurium is an excellent optical re 

cording medium is that its thermal conductivity is poor 
and there is very small radial heat loss on writing. 
Another reason that tellurium is an excellent optical 

recording medium is that the temperature melting point 
and boiling point are in close proximity as compared to 
other optical recording materials. The closer these two 
temperature points, the smaller the laser energy levels 
required to make an opening and the more control one 
has over the size of the opening desired. Obviously, 
these conditions depend on the thickness of the tellu 
rium and the substrate material. Desirable materials 
should have low thermal conductivity or poor heat 
absorption qualities. 

In FIG. 3, apparatus 60 is similar in operation to 
apparatus 10 except that pretreatment step and the de 
position step are carried out in different regions of 
chamber 24 of bell jar 12. Electrodes 26 and 28 are of 
smaller diameter and positioned in parallel relationship 
to cover a substantial portion of the radial extent of 
substrate 14 in one region of chamber 24. The other 
region of chamber 24 is provided with deposition equip 
ment including the platform 48 and the evaporation 
source and container 46. The deposition region also 
includes a secondary shield 62 insulated from ground by 
means of support insulators 64. The shield 62 may be 
fabricated from metal. By insulating the shield from 
ground, it provides a poor conductor path for estab 
lished plasma current in the pretreatment region of 
chamber 24 to insure that planar electrode 26 is the 
major source to ground and, therefore, the major focal 
point for accelerating ions to the substrate surface. 
Chamber 24 should be large enough, however, to pro 
vide sufficient separation between the shield 62 and the 
electrodes 26 and 28 and thereby prvent operational 
interference by the shield 62 with the plasma. The sec 
ondary shield 62 is constructed to be easily removable 
from chamber 24 in order to retrieve deposited tellu 
rium or other evaporated materials from the inside sur 
faces of the shield for reuse. Also, the shield 62 func 
tions to prevent surface contamination of the bell jar 12 
and other components in chamber 24. 
As best seen in FIG. 4, the upper end of secondary 

shield 62 is provided with a mask 66 having an aperture 
67 through which the vapor may travel for deposition 
at a desired rate over a portion of the rotated substrate 
surface. Aperture 67 increases in a monotonic manner 
from an inner position 68 adjacent the center of the 
substrate to the outer rim position 69. The sides 70 of 
aperture 67 have a concave-convex shape. It has been 
discovered that with an aperture of this design and 
slhape, the substrate surface can be provided with a 
highly uniform film deposition during its rotational 
movement in the deposition step. 
The aperture shape takes into account the differences 

in evaporation distribution from the center of and ex 
tending radially outward from the source 46, thus, the 
apex points 71 of convex shaped sides 70 are substan 
tially directly above the center of source 46. 
The uniformity of film thickness employing mask 66 

with an aperture 67 has been controlled to plus and 
minus 2.5% or less over the entire surface of the sub 
strate. This is illustrated in FIG. 9 for this particular 
aperture wherein deviation in thickness from the center 
of the substrate 14 to the outer edge of the substrate is 
practically a straight line. The deviation in film thick 
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8 
ness is negligible. Without the mask 66 and shield 62, the 
deviation in film thickness across the surface of the 
substrate is quite significant and undesirable. 
Mask 66 is positioned close to the surface of substrate 

14 and in this illustration is spaced approximately 2.5 cm 
from the substrate surface. 
A sensor 72 is secured to the inner surface of second 

ary shield 62 and is connected to a conventional moni 
toring device (not shown) to monitor the rate of deposi 
tion to determine the amount of material being depos 
ited on substrate 14. 
As shown in FIG. 4, the electrodes 26 and 28 have 

parallel grids 30, with the upper ground electrode 26 
having grids 30a and the lower anode electrode 28 
having grids 30b. The upper grids 30a are disposed at an 
angle relative to lower grids 30b. The amount angular 
disposition of grids 30a relative grids 30b controls the 
extent of coverage of the concentrated ion beam cre 
ated from the established plasma and focused on the 
surface of the substrate. This is illustrated in FIG. 5. 

In FIG.5a, both electrodes 26 and 28 have their grids 
in radial alignment. The spots 74 represent the area of 
maximum coverage on the substrate surface by the 
focus argon ions. The upper grounded electrode grids 
30a are analogous to a cylindrical lens in collimating the 
accelerated ions into ion beams having a pattern at the 
substrate surface illustrated at 74. Pretreatment will be 
performed on the substrate surface in the format an 
annulus 76 of the radial width shown due to the beam 
sweeping via patterns 74 as the substrate 14 is rotated. 
The radial width of this pattern will increase by turn 

ing the focusing grids 30a diagonally relative the radius 
substrate 14. The greater the angle, the greater the beam 
sweep extent and, therefore, the greater the area of 
substrate surface treated. When the angular relationship 
is approximately 45, as illustrated in FIG. 5b, the sur 
face treated will have form of annulus 78, which has a 
much larger radial extent than the annulus 76. Thus, the 
radial extent of surface treatment of the substrate 14 
may be easily controlled to fit a particular need. 

In this embodiment, electrode 26 is approximately 1 
cm from the surface of substrate 14 and electrodes 26 
and 28 are approximately 8 cm apart. 
Apparatus 60 is preferred over apparatus 10 for three 

principle reasons. First, all surface portions of the sub 
strate 14 that are to be pretreated receive a more intense 
and thorough collimated ion beam sweep established 
from a more concentrated plasma as the substrate is 
rotated. 

Secondly, any positive charge that develops on the 
substrate surface due to ion bombardment can be more 
easily neutralized by free electrons in chamber 24 out 
side the intense plasma pretreatment area. As the just 
treated portions of the substrate leave the ion bombard 
ment region of electrode 26, free electrodes created 
from the plasma and present in chamber 24 are attracted 
to these positively charge surfaces. Neutralization can 
occur continuously until these particular surfaces are 
again brought by rotation into the pretreatment region. 
Thus, a good deal of neutralization may occur in the 
deposition region of chamber 24. Thus, rotation is de 
sired to allow time during each revolution of the sub 
strate for the bombarded surface to discharge by elec 
tron capture from the plasma. 

Third, the vapor deposition can be accomplished 
with no interference from electrodes 26 and 28, provid 
ing more uniform film thickness. It has been noted that 
much improved adhesion of thin tellurium films onto 
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glass substrates have been obtained and variations in 
film thicknesses reduced due to the separation of the 
pretreatment and deposition functions separate regions 
in chamber 24. 

Representative threshold voltage values for appara 
tus 60 to properly sputter the substrate surface after 
plasma establishment and stability for various substrate 
materials for a current of 500 mA have been found to be 
approximately 0.5 KV for acrylics, 1.5 KV for Kapton, 
1.5 KV Mylar and 2.5 KV for glass. The treatment may 
be carried on for about 10 minutes. 
The preferred deposition rate at the source for appa 

ratus 60 is about 7 A per second to provide the desired 
c-axis orientation. Obviously other deposition rates are 
suitable for this particular apparatus. Generally, the 
preferred range extends from 5 A per second to 20 A 
per second. Depending on the archival properties de 
sired of the deposited thin film, the range could be ex 
tended from about 1 A per second to about 100 A but 
not without encountering polycrystallites having their 
c-axis oriented in directions other than plane of the thin 
film. 
Apparatus 80 shown in FIG. 6 is identical to appara 

tus 60 of FIG. 3 except that ground planar electrode 26 
is provided with a heater filament 82. Filament 82 is 
utilized as an electron emitter for improved stability of 
the plasma as well as being able to lower the operating 
chamber pressure at which the plasma can be sustained. 
As best shown in FIG. 6a, filament 82 replaces one of 
the grids 30a of electrode 26 and is connected to lead 84 
via a ceramic insulator 86. The other end of filament 82 
is connected to ground by merely attaching it to the 
electrode structure, such as, by means of a screw. Lead 
84 is fed through insulator 88 for connection to a low 
voltage source. Filament 82 may be a tungsten wire 
having a resistance of about one tenth ohm per cm. 
Where a filament having a total resistance of 1 ohm is 
employed with 4 to 5 volts applied thereto, 16 to 25 
watts are developed and sufficient heat is generated 
causing electron ejection from its surface. The applied 
voltage is sufficiently low so as not to interfere with the 
plasma. The power developed at the filament is not high 
enough to overheat or otherwise damage the substrate 
14 if the power is kept below 25 watts at the proscribed 
distances. 

Filament 82 is a thermionic electron source in prox 
inity to cathode and anode electrode framework and 
capable of injecting additional electrons into the plasma 
created between electrodes 26 and 28. These additional 
electrons assistin generating more ions from the plasma. 
This means that with the provision of more electrons in 
the plasma, more collisions will be encountered be 
tween electrons and argon atoms and, as a result, more 
argon ions are created for treatment of the substrate 
surface. 
The use of this thermionic electron source provides 

for stability of the plasma operation by making it possi 
ble to lower the chamber pressure at which the plasma 
may be sustained and higher voltages for a given cur 
rent can be obtained. Also the mean free path of the 
plasma ions increases with lower chamber pressures. As 
a result, argon ions encounter fewer collisions along 
their path while being acceleration toward substrate 14. 
Also electron emission at cathode electrode 26 contrib 
utes to better collimation of the ions by neutralizing the 
beam. Thus, a more intense ion bombardment of the 
substrate is possible. 
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Another feature of electron source 82 is that the emis 

sion of electrons has a tendency to neutralize the ion 
beam and bringing about collimation through electrode 
26. Also this source provides additional free electrons 
for reduction of surface charge on substrate 14. In this 
connection, additional thermal electron sources could 
be located in other strategic locations in chamber 24 
near the surface of substrate surface to provide for 
greater reduction of surface charge. Such a location, for 
example, would be in the area 73 shown in FIG. 4. It is 
contemplated that the electron emission could be suffi 
cient enough to create a strong negative charge on 
substrate 14 so that argon ions would be accelerated 
with greater velocity toward the substrate surface when 
the substrate surface is in the pretreatment zone. 
The filament 82 may be pretreated with a surface 

material to increase its thermionic electron emission for 
a given filament temperature thereby providing higher 
electron emission at lower temperatures. 
Other types of electron emitters may be employed 

with the apparatus 60 rather than filament 86. In FIG. 
6b, a cathode ray accelerator 75 is shown. Electrons 
from cathode and filament source 77 may be acceler 
ated by anode 79 and directed as a sweeping beam into 
the plasma generated between electrodes 26 and 28. The 
power supply 81 provides voltage to the anode 79, the 
level of which controls the energy of the emitted elec 
trons. The variance of the current supplied to the fila 
ment at source 77 controls the electron intensity. 

In FIG. 6c, a pure beta emitter 83 emits high energy 
electrons and the emission is controlled by movement of 
the beta source 85 relative to metal shield 87. 

Both accelerator 75 and emitter 83 provide an elec 
tron source for intensifying ion generation in the plasma 
between electrodes 26 and 28. Some of the electrons 
will also proceed through the plasma to the substrate 
surface and aid in the neutralization of surface charge. 

Accelerator 75 and emitter 83 may be provided in 
other locations of chamber 24 to act as surface charge 
neutralization means. One such location would be in the 
region 73 below substrate 14, illustrated in FIG. 4. 
FIG. 10 is an example of a "recipe' for creating and 

operating the plasma during the pretreatment step. This 
figure shows the conditions, using a glass substrate, for 
the minimum obtainable chamber pressure that will 
maintain a plasma at 500 ma versus system pressure, 
illustrated by line 96 and the maximum obtainable volt 
age at 500 ma versus system pressure, illustrated by line 
96. Chamber pressure is the pressure within chamber 
24. System pressure is related to the gas flow through 
the system and may be monitored at a point between 
valve 58 and system pump 59. It is the pressure obtained 
when valve 58 is open to its full extent. With needle 
inlet valve 56 closed, the system pressure will be several 
orders of magnitude lower, such as, in the 10-6 torr 
range. As the needle valve 56 is opened, argon is bled 
into the system and the system pressure will increase. 
As the valve 58 is closed from its fullest extent, the 
chamber pressure will increase. By controlling the rela 
tionship between the extent of opening valves 56 and 58, 
a minimum chamber pressure can be established at 
which, for a given voltage on electrode 28, will sustain 
a plasma. With this "recipe', one can adjust the rela 

, tionship between the chamber and system pressure that 
65 will sustain a plasma at given voltage. After establishing 

the plasma and allowing the system to pass through a 
short unstable period involving the purging of chamber 
24 of water vapor, remaining air molecules, etc., the 
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system pressure can then be decreased while increasing 
the electrode voltage creating a more intense and ener 
getic plasma. 
The important factors are the level of voltage applied 

to the plasma and the lowest obtainable chamber pres 
sure. The voltage establishes the amount of kinetic en 
ergy by which the ions are accelerated into the sub 
strate. Increased voltage levels at lower chamber pres 
sures will create a more energetic plasma and greater 
ion acceleration and increased ion mobility. The rela 
tionship of chamber pressure versus critical voltage 
values for apparatus 60 is shown in FIG. 11. 

In order to more fully understand the manner by 
which pretreatment and deposition are carried out ac 
cording to the present invention, the following example 
is given relative to employment of apparatus 60. This 
example is intended for the purposes of clarity in carry 
ing out attainments of this invention and is not to be 
construed to limit the invention to any particular form. 
The basic method of pretreatment and deposition thus 
far described may also be carried out with each of the 
embodiments shown in FIGS. 1, 3, 7 and 8. 

EXAMPLE I 

1. Preparation of disk substrate. The surface of the 
substrate should first be cleansed to remove any foreign 
particles prior to insertion into the apparatus 60. The 
substrate choosen is an acrylic material. The substrate 
may be first swabbed in a detergent solution, rinsed in 
water and then rinsed in a methanol bath for short peri 
ods of time, such as 10 seconds. Thereafter the substrate 
is again raised in water and may optionally be blown 
dry. Instead of a final water rinse, an isoproponai rinse 
may be employed which is preferred for some acrylic 
substrate materials. Next, the substrate may be baked in 
oven at approximately 50° C. for a period of time which 
may be one hour or so. The time is not critical. The 
substrate should be placed on a ridged support while in 
the oven to aid in maintaining substrate flatness. The 
oven time is not critical. Depending on substrate mate 
rial, the time period may be from one-half hour to sev 
eral hours. 

Before placement of the substrate into apparatus 60, 
the substrate surface may be blown off with an ion air 
gun to remove any accumulated dust particles on its 
surface. 
The particular treatment here is not sacrosanct rela 

tive to the method of the present invention. There are 
many preparation techniques in the art for providing a 
properly cleaned surface on the substrate. 

2. Substrate Pretreatment Step. The following expla 
nation is for either plastic or glass substrates. The sub 
strate is secured to the backing plate 15 by means of 
clips 16 and by center bolting. The system is closed and, 
with valve 56 closed and valve 58 open, pump 59 is 
operated until the chamber pressure reaches the 106 
torr range or better. Next, the chamber 24 is purged 
with argon gas by opening needle valve 56 for a few 
minutes. Depending on the maximum desired plasma 
voltage, valve 56 is adjusted until the system pressure is 
between 1 and 10x 10-5 torr as shown in FIG. 9. Most 
operations of the system have been conducted at about 
6X 10.5 torr. The larger the gas flow rate into chamber 
24, the lower the minimum obtainable chamber pressure 
that will maintain a plasma at a specific current. Since 
the maximum voltage obtainable increases linearly with 
decreasing chamber pressure, a large argon flow rate 
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through chamber 24 and out through pump 59 will 
provide a larger obtainable plasma Voltage. 

For acrylic substrates, a suitable plasma voltage is 
about 2000 volts. For glass substrates, this value will be 
higher, such as 3,000 to 4,000 volts. System pressure 
may be set appropriately for the substrate material em 
ployed. These voltages are only representative for the 
particular apparatus and are not sacrosanct, but they 
must be greater than the threshold voltage necessary to 
bring about a sufficiently energetic ion bombardment 
for the particular substrate material. 
Motor 18 is operated to rotate the substrate in chain 

ber 24. Rotation of the substrate 14 is maintained 
throughout the pretreatment and deposition steps and 
the revolutions per minute for each step may be the 
same. A representative rpm for apparatus 60 is 23 rpm. 
For very short depositions, such as, 25 A films, a faster 
rate of rotation would be desirable for the substrate. 

Next, the plasma is initiated by increasing the anode 
electrode voltage. After plasma ignition, the chamber 
pressure and corresponding desired plasma voltage are 
obtained by adjustment of valve 58 toward its closed 
position while increasing the voltage on anode elec 
trode 28. The desired chamber pressure obtained is 
usually the lowest possible that will support the plasma. 
The ion bombardment of the plasma substrate surface 

is maintained for a sufficient period of time to produce 
nucleation sites uniformly over the substrate surface. 
This depends again on substrate material but, generally, 
pretreatment may be from 10 seconds to 20 minutes. In 
the case of the acrylic and glass substrate, iO minutes 
generally provides good results. 

3. Substrate Deposition Step. The argon valve 56 is 
next shut off and the high voltage is removed from 
electrode 28 and the plasma is extinguished and the 
system valve 59 is opened to its full extent. The cham 
ber 24 is evacuated until a chamber pressure is in the 
low 10-6 torr range while the system is cooling. 
The tellurium source 46 is heated to evaporation. 

With shutter 53 open, the deposition rate is monitored 
by sensor 72. Depending upon the monitor to target 
distance, the monitored vapor deposition may be used 
as an indication of the amount of vapor being deposited 
on the rotating substrate. The tellurium thin films are 
prepared at a deposition rate of about 7 A per second 
through aperture 67, but is about 1 A per second to the 
substrate surface averaged over each revolution. As 
previously indicated, the relatively slow deposition rate 
is important in order to produce films composed of 
crystallites having their c-axis randomly oriented in the 
plane of the film. 
By following this procedure, uniform and continuous 

tellurium films have been deposited down to 25 A in 
thickness, free of pin-holes and having excellent adhe 
sion quality to the substrate surface for normal usage as 
an optical recording medium. 
There are other means for providing the ion bom 

bardment as a pretreatment for substrate surfaces. FG. 
7 discloses such other means in the form of apparatus 90 
having in the pretreatment region, a rfsputtering sys 
tem to provide argon ion bombardment or sputtering of 
the substrate surface. As compared to previous struc 
tures, only one electrode 91 is needed. Electrode 91 is 
supported by conductive rod 93 on member 93 which is 
secured to base 13. However, the dielectric substrate 24 
must be capacitively coupled into the electrical operat 
ing system. For this purpose coupling piate 92 is Sup 
ported by means of enlarged shaft 17 in bell jar 2. Beil 
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jar 12 is preferrably made of metal such as, stainless 
steel. "... . . ; 

An rf high voltage is applied to backing plate 15 by 
means of supply line 98 and annular bushing 99. Bushing 
99 is spring loaded (not shown) to make good electrical 
contact with annular lip at the center of backing plate 
15. 

Backing plate 15 is insulated from ground shield plate 
92 by means of an annular dielectric member 97. v 
The ground shield plate 92, electrode 91 and bell jar 

12 are all grounded. The rf electrode is represented by 
backing plate 15 so that the area of this electrode is 
smaller compared to grounded electrode 91, plate 92 
and belljar 12. The spacing 95 between plates 15 and 92 
is less than the plasma dark space. 
By applying a rf high voltage to backing plate 15, an 

environment of argon ions and electrons is created with 
ions attracted to and accelerated into the surface of the 
rotating substrate 14. 

In FIG. 8, another embodiment is shown for provid 
ing the pretreatment step. Apparatus 100 is provided 
with ion beam source 101 having an angular housing 
102 secured to the side wall of bell jar 12. Housing 102. 
contains an ion sputtering gun (not shown) that pro 
duces an ion beam 104. Beam 104 is focused by lens 
system 106 and may be collimated by aperture 108, 
although the collimating aperture 108 may be omitted. 
The beam 104 is accelerated with the necessary poten 
tial relative to ground to provide the argon ions with 
the necessary energy to intercept the substrate target. 
Filament 110 is heated by a suitable power source to 
emit electrons by thermionic emission to neutralize the 
positive ion beam and thereby prevent positive charge 
buildup on the surface of substrate 14. Also the electron 
emission from filament 110 contributes to collimation of 35 
the ion beam 104. 
As an alternative to the ion beam source 101, the 

saddle field ion source 107 of the type manufactured by 
Ion Tech, Inc. may be employed. The source 107 pro 
vides a rectilinear shaped collimated output beam 109. 
The elongated extent of the beam impingement on the 
surface of the substrate 14 would be in line with the 
radius of the substrate. 
The advantage of the saddle field ion source 107 is its 

compact size for placement in chamber 24. 
Backplate 94 may be provided in chamber 24 behind 

substrate 14. This backplate is not essential to the opera 
tion of apparatus 100. The backplate 94 may be secured 
to ground. 
The employment of collimated ion beams 104 or 109 

may reduce the time necessary for pretreatment re 
quired by electrodes 26 and 28. 

All of the previously described embodiments pertain 
to treatment of substrates that have a disk shaped geom 
etry. This is because most optical recording mediums 
are disk shaped. However, the method disclosed is not 
limited to this particular geometry and may be applied 
to other types of substrate geometries. For example, a 
high vacuum continuous pretreatment and evaporation 
system can be employed. Such a system is schematically 
shown in FIG. 11 wherein pretreatment and deposition 
are carried out in a linear manner in chamber 111 of 
apparatus 110. The substrate material 112 having been 
precleaned, is placed in apparatus 110 in the form of 
feed reel 114. The substrate ribbon 112, after pretreat-65 
ment and deposition is taken up on reel 116. As the 
surface 118 of ribbon 112 continuously moves through 
apparatus 110, it passes over one or more ion sputtering 
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14 
sources 120 for the purpose of creating continuous nu 
cleation sites on the substrate surface by means of ion 
bombardment indicated at 122. The number of sources 
120 depends upon the concentration and intensity of the 
ion beam produced and the rate of movement of ribbon 
112. An argon gas flow is provided at inlet 119 to each 
ion source 120. Most of the gas leaves each source by 
the exit of outlet 121. A small portion of the gas mole 
cules provide the ions for bombardment but are evacu 
ated by the chamber pump. The pressure of chamber 
111, for example, may be in the 10-5 torr range while 
the gas pressure in each source might be 5X 103 torr. 

After pretreatment, the ribbon 112 passes over the 
evaporation source 124 where the rate of deposition is 
controlled by both monitoring the rate of evaporation 
from source 124 and the rate of movement of ribbon 112 
The processed ribbon 112 is then taken up on reel 116. 

After deposition, the desired substrate geometry may 
be cut from the ribbon 112. To produce disk-shaped 
structures, a large annular cutter may be employed. 
The method of this invention may also easily be prac 

ticed on pregrooved disc substrates which are being 
increasingly employed in optical disk recording and 
playback systems. 
While the invention has been described in conjunc 

tion with specific embodiments, it is evident that many 
alternatives, modifications and variations will be appar 
ent to those skilled in the art in light of the foregoing 
description. Accordingly, it is intended to embrace all 
such alternatives, modifications, and variations as fall 
within the spirit and scope of the appended claims. 
What is claimed is: 
1. Apparatus for the pretreatment of a surface of a 

support medium prior to deposition of a thin film on 
said surface comprising 
a chamber, 
means in said chamber to rotatably support the me 
dium including drive means to rotate the medium 
at a desired rotational speed, 

a first electrode supported in said chamber closely 
spaced to said medium surface, said first electrode 
having a planar extent that is in a plane substan 
tially parallel to the plane of the medium as sup 
ported by said support means and adapted to cover 
only a sector of said medium surface, said first 
electrode being a cathode, 

a second electrode supported in said chamber in 
spaced relation from said first electrode, said sec 
ond electrode having a planar extent substantially 
parallel to said first electrode, said second elec 
trode being an anode, 

means to evacuate said chamber and introduce and 
maintain a working gas flow through said chamber 
as said chamber is continuously evacuated, 

means to apply a potential between said electrodes to 
generate a plasma therebetween, 

means to control the pressure in said chamber and the 
amount of said potential whereby the energy distri 
bution in the gas ions established in said plasma is 
greater than the energy threshold level necessary 
to induce ion sputtering of the medium surface, said 
energy threshold level being a characteristic of the 
material comprising the medium, whereby ions 
from said plasma bombard and sputter the medium 
sector surface through said first electrode as the 
medium is continuously rotated in said chamber to 
create a plurality of nucleation sites uniformly over 
a major portion of the medium surface, 
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a source of electrons supported in proximity to said electrons comprises a heater filament in the planar ex 
plasma to inject electrons into said plasma to inten- tent of said first electrode. 
sify ion generation therein, to provide reduction of 3. The apparatus of claim 1 wherein said source of 
y 8. , to p electrons. is a cathode ray accelerator. 

surface charge of the medium and to stabilize the s . The apparatus of claim 1 wherein said source of 
maintenance of said plasma. electrons is a beta emitter. 

2. The apparatus of claim 1 wherein said source of k is 
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